S2 Figure S1 . Results of the first and second refinement of simultaneous parametric analysis of operando EXAFS collected during TPR are reported in the blue and orange box respectively. Panel (a) and (b) reports the amplitude factor and the Debye-Waller factor, σ 2 i, as a function of time for the 5PMLS sample, where the amplitude factor is defined by the product between the coordination number Ni, the relative fraction xi and by the scattering amplitude factor S0 2 i and where i denote the three kind of SS considered, i.e. Pt-N and Pt-Cl for the Pt-linker component, and Pt-Pt for the Pt-NPs phase (N in black, Cl in green and Pt in grey). Parts (c), (d) and (e), (f) as part (a), (b) for the 10PMLS and 10PSF respectively. Parts (g), (h) and (i) shows the behavior, in the second refinement, of the Debye-Waller factor, σ 2 i, (where i indicates the SS of the species considered before) in function of time for the 5PMLS, 10PMLS and 10PSF, respectively. 
